
Data Validation SOP 

HW-238, Rev. 1.0 

Pesticides/PCBs 

Note: The most current SOP for validating PCB data is HW-238. However. until a Regional Data 
Validation SOP can be prepared for Pesticides (i.e., utilizing analytical method SW-846 8081 a), 
Data Validation SOP HW-23 should be used in conjunction with the QA/QC criteria detailed in 
SW-846 method 8081a. 



STANJARD OPbRATING PROCEDURE 
USJ::PA Region II 
SW846 Method 8082 

Date: Mily, 2002 
SOP HW-2311, Rev .l. O 

YES NO N/A 

PACKAGE COMPLETENESS AND DELIVERABLE$ 

CASE NUMBER: __________________ __ 

1 ;r..n: ----------------------------
SITE: ____________________ ___ 

1.0 Dqld ComoleLeness dnd tmliyrrttbles 

1 .1 Has all the data been su.bmitted in CLP 
de!1verable format? 

1 . 2 Have any mlsslng <.ltdlvtHdblt<!t heP.n rP.r.eived 
and added Lo Lhe data ~ackaqe? 

ACTION: Call l a b for explanation/resubmittal of ilny 
missing de.l ive r <1bles. Tt Lab cannot provide 
them , note t.ltH Hfft-H:t" on rHviP.w of the data 
in Lhe ~evleweL natLdLlve . 

~.0 Cover Letter , SDG Narrative 

2.1 Is a laboratory narriltivc or cover letter 

.Ll 

LJ. 

present? .Ll 

' . ?. ArP. t.he case numoP.r And/ or flO~ numoer conta J ned 
ln the narraLlve OL coveL leLLe<? l_l 

J. o Rata Validation Checklist 

3 .1 Docs this data packaqe contain : 

Water data? 

Waste data? 

~o~l/solid dAta? 

PCII .l -



STANDARD OPERATlNG PROCEDURE 
USEPA Region TI 
~.iW84 6 ~let hod 8082 

Dote : May, 2002 
SOP Hvl-238, Rev.l.O 

YES NO N/A 

PQLYCHLORINATED BIPHENYLS 

J .0 Trattic Renort.s and Laboratory Narrative 

1 .1 1\re traffic report and chain- of cus t.ody forms 
present for all samples? 

ACTTON: It no, contact lab for r eplacement of mi~5ing or 
illegihle r:opies. 

1. 2 Do Lhe Lraf fie r·epor' l:.'l , chain of custody forms o-c 
SDG narrative indicate any problems with sample 
receipt, condition of the samples, analytical 
prob lems or special circumstances affecting the 
qualiLy of the data? 

1\CTION: 

ACTION: 

If any sample analyzed as a soil, other 
than TCLP, contains 50t-9Dt water, all data 

shou.ld oe qua Jitied as estimated, ",J ... It a 
Hoil !inmple, ot.her t.hnn TCLP, contains rnore 
than 90% water, non detects shall be qualified 
as unusable , ''R." 

If samples were not iced or if the ic.e was 
melt.ed upon n.rrivn.l n.t the lo.borot.ory ond the 
Lempe<:aLu<:e o f Lhe cool er was tolevated 
(> 10• C), flag <Jll positive results 
t1 J" and all non-detects 11 UJ". 

?. . 0 Holding Times 

2 .1 Have iirty PCB t.t<chniciil 
holding time~, determined from date of collection 
to date o f extraction, been exceeded? 

.Ll 

Water nnd wast~ samples for IJCt3 annlysis must. he extracted 
within 7 days of Lhe daLe o f collection . Ext.raet.s must. h« 
analyzed within 40 days of the 
date of extraction. Soils and sclid samples must 
be extract ed within 14 days ot collection and 
analyzed within 40 days of extraction. 

ACT TON : If techni cal holding times are exceeded, flag all 
positive re:-:;ults a:s estimated , "J," and samplE> 
quantitation limlLs "UJ" and documenl. in U1e 
narrative that holding times were exceeded. If 
ana lysP.s wP.re done more than 14 days beyond 
holding time, either on the first analysis or 
upon re-analysis, the reviewer must usc 

- PCB 2 -
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STANDAR:> Ol'I::RA1'!NG PROCEDt.:RE 
U!,;J:;J!A Region II 
SW846 Method 8082 

:>ate: M.:~y, 2002 
SOP HW-?3R, Rev.l.O 

protessional JUdgement to determine the 
rP.liabi lity ot the data and the effects o! 
addiliOndl :-~torttgP on the sample results. ht .:. 
minimum, all tho daLa sJ-.ould <H. le<tst. be 
qualified "J ", but tho J:eviewer may det.eL·minn 
that non-detects u.rc unu::;able, "R." 

3. 0 SuLcogttt.e Recovery Cfhrm 11) 

3.1 Were the recoveries of tctrachloro-m-xylene ('fCMX) 
and decachlorobiphenyl (DCB) presented on CLP 
Surrogate Recovery Summary forms (Form II), or 
equivalent., for er.:~c:h of thP. tollowing matrices? 

il. Water/Waste 

b. Soil/Solid 

3. 2 Are rtll the PCI:l Hdllipltl~ liMt.Hd on t.hP. 
.:~ppropriatc surrog.:~te recovery form for ouch of 
the following matrices? 

II. 

b . 

c. 

AC"rl ON: 

Wat.e r 

Waste 

Soil/Solid 

Call lah for pxplllmot>on/rPsll:>mittaJs. 
if missing deliv~tdblt!:s n:re urH:ivnila.ble, 
document the effect in the data assessment. 

LJ Did t.he laboratory provide thPi r developed in-house 

YES NO N/A 

.Ll. 

.Ll. 

Li 

.Ll. 

.Ll. 

SurroqaLe recoveLies? .Ll. 

l\CTION: If no, usc 70 -lJOt recovery to qualify in 
section 3.4 helow. 

3.4 Were surrogate rccovcric~ of TCMX or DCB outside 
of the laborat.ory H><tnhlil<hP.rl uppP.r (OC:L) or lowpr 
(LCL) con~£ol limits CoL any sample or blank? 

ACTION: 

ACTION: 

Circle all outliers in red. 

No qualification 13 done lf surroqaLes dte 
diluted out. If recovery for~ Gurrog.:~tcs i3 

-PCB 3 -

Ll 



STANDARD OPERA'l'lNG PROCEDURE 
USEPA Region 11 
SW84G Method 8082 

Date: May, 2002 
SOP HW-23B, Re v. l . O 

below t.he LCT,, but aoove 10%, flag all results 
for that. sample ",T" . Tf recovery is < lOt for 
eithe<' su<·rogat.e, qual ify posi.tive resul ts "J" 
and flag non-detects "R". If recove ry is above 
the UCL for £21!:! surr:oqaLes qualify posit i ve 
values "J". 

YES NO N/A 

Not.e : DCB i.s usP.c1 when PCBs are determined as 1\roclors. DCS is 
Lhe inLernal standard when det.Armi ning PCB congeners and 
TCMX the surrogate. 

3 .~ Were surrogate retention times (RTl within the 
windows estaol\shed ctur i ng the initial 5- point 
analysis? Ll 

ACTION: If the RT limits are not meL, the andly:;i:; may be 
qualified unusable (Rl for that sample on the 
basis of professional judgement. However, flag 
positive hits as estimate (J) i f confirmed by 
C~C/M~; n.naly~·d:-i. 

3 . 6 Arc there any transcription/calculation errors 
between raw data and Form II? 

ACTTON: Tt large errors exist, cal l lab fo r 
expl anat.ion/resubmi tt.a l . Make any necessary 
correcti ons and docu.mnt the effect in data 
assessments . 

4. 0 Laboratory Cont ro I Samp I e 

4. 1 Are raw dala and percenL recove<' ies presenL fo< 
all Lqboratory Control samplco as required by 

t1ethod 8000B (section 8. 5) and Method 8082 
(sect i on f3.4.2l? Ll 

Verify that. QC check .:;nrnple!i were extracted 
and analyzed by the same procedures used for 
the actual samples. 

AC1"lON: lf any Lnhorat.ory Control 5amp I e data are 
missing, call the lab for explanation 
/resubmittals. Make note in the data assessment . 

NOTE : For aqueous samples, an additional Qc check 
sample must be prepared and analyzed when any 
analyte in a matrix spike fails the required 
acceptdnce critet:ia (see sect. ion 5 . 3 h e low) . The 
additional QC check sample musl conLain each 
analyte that failed in tho MS analysis. 

- f>Cll 4 -



STANDARD O~ERATING PROCEDURE 
USEPA Region II 
SW846 Method 8082 

Date: May, 2002 
SOP HW-23B, Rev.l .0 

YES NO N/A 

Note : When the ~esults for matrix spike analysis lndicnt.es a 
p rohlAm due to sample matrix effects, the LCS results 
a~e used to verify the "laboratory can perform the u.nalysls 
in a clean sample . 

4. 2 Were Laboratory Coot rol Sqmplcs anal y:.:ed 
at. t.he n•qui red concentration for all analytcs 
of lntArHSt "" spP.cif.ied in Method UOOOB 
(sec.8 . 5)? L.l 

ACTION: If Laboratory Control ~;arnples were not analyzed 
at the required conccntr.:>.tion or the requir<Hl 
trequency, make note in the du.ta assessment and 
use professional jud~ment to determined the 
nffect. on the data. 

4. 3 Were the LCS rccovcric::; within the laboratory's in- house 
per cent recoveries (if not available, usc 70 - 130%) L.l 

4. 4 lf no, were Laboratory Contro.l Sarnnles 
re-analy:.:ed? .Ll 

Note: Corrective action must be taken when one or more 
ot the analytes of interest fail the QC acccpt.:.ncc 
criteria (~1ethod 80008, section 8.7.4) 

JICTION: If QC check sumplcs we..:e not. re-analyzed, or a 
general system problem is indic.:.tcd by repeated 
failure to meet the OC acceptance criteria 
S}Jetolfie<l in thA mP.t.hod, make note in the data 
assessmenl and use profes><ionnl judgement t.o 
determine the effect on Lhe data. 

!:>.0 Matr1x Spikes (Form III! 

5 . 1 Ar., «11 di.it.i.i fo r one matrix spike and matrix duplicate 
(unspll<ed) pair (MS/Dup) or m1.0 t.rix sp; ke/matri c spike 
duplic.:.tc (MS/MSD) present. and complet-e foL· ead> mnt.rix 

NOTE : 

Method 8002(section 8.4.1)? l_l 

~·or soil nnd wast.e samples showing detectable 
amounls of organics, t.he li!b rn1:1y subst i tut.e 
replicate samples ln place of t.he mn t rix !'<pike 
(see Method 80008-40, section 8 . 5.3)) . 

!) • 2 Have MS/Dup o..: MS/MSD results been summarizP.cl on 
modified CLP Form III? l_l 

ACTION: If auy ddta are mi!i~ing t.ake ar.tion as specj fled 
in section 3 . 2 above. 

5 . 3 Were matrix spikes """I yzed at. t.he required frequency 

-PCB 5 -



STANDARD OPERATING PROCEDURE 
USEPA Region Tl 
~W846 Method 8082 

Do Le: May, 2002 
SOP HW-2JB, Rcv.l . O 

YES NO N/."' 

for euch of the following 111atri<:es? (One MS/Dup, MS/MSD 
must be performed for every 20 samples of simi Jar matrix 
or concentration level. Luborul.or l es dnr~lyzing 
one t o t e n samples per month are required to 
analyze at. ler~s t one M~J per month (14ethod 80008-39 
(sec t ion 8. 5)) . 

a. 

b. 

c. 

ACTION: 

Water 

Waste 

Soil/Solid 

If any MS/Dup or MS/MSD data are missing, 
take the action specified in 3.2 above. 

5. 4 We.:e Lhe 70 - 130~ recoveL·ies usen t.o 
compare the mau.i.x spike LecoveL·ies, or did the 
lab usc the optionul QC acceptance criLeria 
discussed in Method 8000B- 40(scction 8.5.3.1 )? 

List t he crit.eri n. used and make note in 
d~t~ u~~C55mcnt. 

Cri teria used -------------------------------

5 . 5 lias the matrix spike prepare d at. t.he proper spike 

.Ll 

LJ. 

.Ll 

concenLrat.ion? (Method 80001:l, secti on 8 . 5.1-8 . 5./.) .Ll 

For aqueous organic extrac.tablc, the spike concentration 
should be prepared acco r d i ng options in: Method 80008-40, 
(section 8.S.l and 8.5 ./.) . 

ACTION: No action is taken bused on HS or replicat-e dd La 
alone. However, using informed profcssionul 
j udg<"m<mt, the data reviewer may use the matrix 
spike or labM:at.ory rep! ic<~t.e resu Its i.n 
conjunction with other QC cri t eria and detennine 
the need for some qualification of the data. In 
some instances it may be determined that ooly the 
r e pl i cate or spiked samp l es are affected. 
All.eLnaLlvely, the tlatd may suggAst: t hat. t.hP. 
laboratory i~ having ~ systematic p.r:oblem wlLh 
""" or more ana l yt.es, thereby affecting all 
il5socla.Led sdmpl~!i. 

6 . 0 Blanks (~"orm IV) 

- PCB (j -



STANDARD OPERATING PROCEDURE 
USEPZ\ Region II 
SW846 Method 808? 

D.:.tc : May, ?002 
SOP HW- 2.3l:l, Rev.l.O 

YF.S NO N/A 

6.1 Was reagent blank data reported on CLP equivalent. 
Method fllank Summary form(s) (Form IV)? .Ll 

6. 2 F<:eguency of Analysis: lias a reagent blank been 
analyzed [ OL every 20 (or le:ssl samples 
of similar matrix or concentration OL' each 
extraction batch? 

ACTION: lf any blonk data are missing, take action as 
::;pecif.ied above (section 3.2) . Tt bJank data is 
not available, reject (R) all assoc.idted po:'iit.ive 
data. However, using profcs5ional iudqement , t he 
data reviewer may substitute field blank daLa fo<: 
missing method blank data. 

6. 3 Chromatography: review Lhe blank raw dat.i:l -
chromatograms, quant reports or data system 
printouts. 

Ll 

Is the ch.:omaLoqL·aphito performan.::P. (nase Une 
stability) for each instrument acceptable for 
PCBs? .Ll 

ACT!ON: Use professional judgement to determine the 
effo;ct on the dat.it . 

. , . 0 Contamination 

NOTE: "Wat.er blanks ", "di.st.il l ed water blanks" and 
"d<:ill.inq waLer blanks" are validat.erl like any 
other sample and are noL used Lo qual.ify tho; 
data. Do not confuse them with the other QC 
t>.Lanks discussed below. 

7 .1 Do any mo;Lhod/in,;trmnent./reagent/(:leanup blanks 
h~ve positive results for PCBs? When applied as 
described below, the contaminant concentration 
in these t>Janl<s are multiplied by the sample 
DiluLion Factor and (X>rrP.Cted for % moisture 
when nccco5ury. 

no any field/rinse blanks have positive 
~CB results? 

ACTION: Prepare a list of the samples assoc.iaLed •1ith 
each o t t.he contaminated blanks. (Attach a 
separate sheet . . ) 

NOTJ::: AI J tield b l anl< results associated to a 
particulnr gr.oup o t samples <may exceed one per 
ea::;e or one per day) may be used to qual; t y data. 

-PCB 7 -
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STANDARD OPERATING PROCEDURE 
USEPA Region II 
SW846 Method 8082 

Dnt.e : May, 2002 
SOl:' IJW-23B, Rcv.l.O 

YRS NO N/A 

ACTION: 

Blanks may not be qualified bP.<.:ause ot 
contamination in a no the,; blank . r"iP.l.d b l anl<s 
must. be qua l ified for surrogate, or callbLdtion 
QC UI:oblP.tnS. 

Follow the di£ecLions in t.hP. t.ab l e be J ow to 
qualify sample results due to conLamination . UsP. 
t.he largest value fran all the associated blanks. 

Sample cone> EDL but<~ Sample cone < EDL ~ ~ < Sample cone > ED!.. li > t> 
v blank .. 5 x blank value x blank v·lue d 

f' 1 ag samp l e result with a Report EDL & qualify No qualification 
"U" 

NOTI£ : 

"U" needed 

Tt gross blank contamination exists, all Cbt~ 
ln thP. nssodat.P.d sarrp les should be qualified 
a5 unusable (R) . 

·t .J Are there field/rinse/equipment blanks associaled 
wit:h every setmpJe? .L..l 

ACTION : For low level samples, note i n data assessment 
thaL the,;e ls no associated field/rinse/e~1ipment 
blank. Exception: samples taken from a drinklnq 
.:ater tap do not have associat~d field blank:;. 

8.0 GC App~ratu5 ~nd Matecials 

8.1 Was th~ proper gas chromotogrv.phic caplllary column 
used for the analysis of PCBs? 

Action: Chee~ raw dnt.n., instrument togs, or contact the 
lob to determine whaL Lype of columns wP.re 
used. (Method 8082, :;cction 4. 2) ..LJ. 

8.2 lndicnt.P. the specitic type ot narrow bore or 
wide bore ( . 53 mm ID, fused sili<:n <;c columns, 
such as DB-608 ond DB-1701 o,; equivalent.). 

column 1: 

co.lumn 2: 

ACTION: Note any changes to t.he suggested materials in 
section 8.1 above in the data asses~ment:. Also 
note t.he impact (positive or negative) 5uch 
changes have on the analyt.i ca I results. 

-PCB 8 -
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STANDARD OPERATING PROCEDURE 
USF.PA Region ll 
SW846 Method 8082 

Dale: May, 2002 
SOP H~l-238, Rev .1. 0 

9. 0 Calibration and GC PeL· forrnanr:., 

9. 1 Are the tollowing Gas Chromatogram<; and Datu 
Syxtem~ Printouts tor both columns present 
fot:. t:tll samples, blanks, MS, r~plic.,tes? 

a. Samples 

b. All blanks 

c. Matrix spike samples 

d. ~pt. initial calibration standards 

c. c.:.libration verificaW.on st,;ndards 

f. Laboratory Control samples (LCS) 

ACTION: lf no, take nct.ion specitied in 3.2 above. 

9. 2 Arc d.:.ta summary forms (containing calibration 
tactors or response factors) for the initiul 5 
pt.. calibration and daily calibration verification 
StdHddL·d~ present. and comp.l ete for each col umn 

YES NO N/A 

..Ll 

..Ll 

..Ll 

..Ll 

..Ll 

..Ll 

and c.:.ch analytical sequence? ..LL 

Note: 

NOTE: 

ACTION: 

Cal i bration Aroclor mixtures other than 1016/1260 
mity be used (as per approved r>roject QA plan) 

If intcrn.:.l standard calib.:ation pr·ocedure is 
used (Method BOOOB-lS(scction 7.4.2.2)), then 
response tactors must be used for \\RSD 
calculations and compound quantit.at.ion. If, 
external standard calibration p£ocedures an• used 
(Method BOOOB-16 (section 7.4.2.1)), then 
caJ ibration tact.ors must be used. The internal 
standard approach is highly 
recommended fo~ PCB conqener analysis. 

Tt any data are missing or it cannot oe 
<lett:'rrninP.d how t.he l aboratory calculated 
calib~ation factors or response factors, contact 
the l ab for explanation/resubmitt~ls. Make 
nec..;es!:inry correctl ons and note any problems in 
the d~ta assessment . 

9. 3 Are there any t.ranscri ptioo/calculation errors 
between raw data and dal:n summary t o rms? 

ACTION: If l.:.rge errors exisL, call lab for 

-PCB 9 -



STANDARD OPERATING PROCEDURE 
USEPA Region 11 
SW846 Method 8082 

Do.te: May, 2002 
SOP HW-238, Rev.l . 0 

~xplnna.t.ion/resubmittal, make necessary 
correcLions and dor.ument the effect in data 
u.::;:Jcssments. 

9. 4 Are standard retention t ime (RT) windows for e,wh 
PCR peak of interest presented on modified CLP 
summary form:-;'/ 

ACTION: 

NOTE : 

If any d«ta are missing, or it cannot be 
determined how RT windows wer.e calcul at.ect, call 
the lab for cxplanation/resubmiLLals. Note any 
problems in the data assessment. 

Retent.ion t.imH windows tor a.ll PCBs are 
estublished usinq LE:LenLion time:< from three 
calibration stundurds analyzed durillg the entire 
analytical sequence (Method 80008, section 7 .6). 

Best result.s are obtained using retention times 
which ::;pan the enLiL·e sequence; i.e., using the 
calibration verification/continuing calibration 
standards analyzed every 12 hours. 

9.5 Were RT wlndows on the confirmation co 11.1mn 
estublished usinq Lhree sLandards as dP.S(:ribP.cl 
above? 

NOTE: 

ACTION: 

RT windows for the conf i r mution column should be 
established using a J pt . cali bration, preferably 
spanning the ent i re ana l ytical sequence as 
descr·ibed in 9 . 4 above. I t R'T' •,d ndows on one 
column arc tighter than the other, this may 
result in false negatives when attempting to 
identi ty compounds in the samples. 

Note potential p £obl ems, if dliY, in t.hP. di'it:.;! 
assessment. 

9. 6 Do alJ standard retention times in each level of 
Lhe inilial 5 pt . calibrations tor PC:Els ta I 1 
within the windows esLablished during t.h" init. i.;!l 
calioration sequence? 

YES NO N/A 

.LJ 

ACTION i: If no, all si'imples in the entire analytical sequence .;re 
potentially af fee ted . Che10k to see it three standard 
spanning the entire sequence were used Lo obtained RT 
windows. Tt the lab used three standards from the 5 pt ., 
RT windows may he too tight.. If so, RT windows should be 
recalculated as per Helhod 80818- 15 (sect.ion ·1. 4. 6). 

ii. Alternative l y, check to see if the chromatogr.:<ms eonLain peaks 

-PCU 10 -



STANDARD OPERATING PROCEDURE 
USEPA Region II 
SW846 Metl>Od 8082 

Dat.e: M« y , 2002 
~301:' HW- 23B, Rcv . l.O 

YES NO N/A 

within an expanded window surrounding the expected retention 
times. 

If no peak~ arP. found and the surrogates arc 
visible, non-detects are vnlicl. Tt peaks are 
present but cannot be dlscern<'ld through pattern 
recognition or by using revised RT windo· .. s, 
qua l ity alI positive resul t s and non-detects as 
unu~nhle , "R" . 

9.7 Has the linearity criteria for the lnlLial 
calibration standar ds been satisfied for both 
columns? <• RSD must be < 20 . 0% for all 
annlyt.es) . 

ACTION : I f no , qualify all associated positive results 
generated during the entire nnalytical seq>Jence 
"J" and all non- detects "UJ". When RSD > 90-% , 
f l ag all non-detec t L"CSul ts for that anulyte " R" 
(unusable) . 

9 . 8 Docs the culibrat ion verlflcaLi on/eontinuing 
Calibr at i on standurd contain the PCB peaks o f 
interest, analyzed on each working day, prior 

.Ll 

to sampl e analyses (Method 8082 , sections 7.6 . 2)? .Ll 

9 . 9 Has a calibL'd.tlon verification/continuing ca l ibrat.i on 
standard been .:.nulyzed after ever y 10 samples and at. 
th~ end o f each analytical sequence 
(Method 8082, sect i on ·/.6.2) .Ll 

ACTION : If no, take action as specified in s ect.ion 3 . 2 
.:.bovc . 

9. ·1 0 Has the percent difference (%0) exceeded 1 1St for 
any PCB ana lyte in any ca l ibration verification/ 
Cont l nulnq calibration standard? l.....l. 

9 . 11 Has a new 5 pt . i nit i al calibration curve been generated 
for those PCB analyt.es which failed in the calibration 
verificat.ion/c:ontinuing calibration standard (UOOOB, section 
7. 7. 3), .:.nd all samples which t:ollowed Lhe ouL-of-<X>ntrol 
caltoration verification/standard continuing calibr.:.tion 
Standard"/ l_l 

1\CTION: If the tD for uny analyte exceeded the ± 15'8 
criterion and the i nst rument was not rcculibratect 
for those anaJytes, qualify positive results for 
all associated sampl.,s (those whir.h to ll owed the 
out-of-control standurd) " J " and sampl e 
quanti tation limits "UJ". If the tD was > 90% 

-PCB 11 -



STANDARD OPERATING P~OCEDURE 
USF.PA Region 11 
SW846 Method 8082 

DaLe: May, 2002 
SOP HW- 238, Rcv . l.O 

for any analyt.,, qualify non-detects "R", 
unu::;able . 

9. ·1?. Have retention time (RTl windows been properly 
calculated tor each analyte of interest (Method 
80001:!, sect.ion 7 . 6), using R'l's trom the 
associated calibr.:~tion vcrificat.lon/conLlnulng 
standard? 

YES NO N/1\ 

.Ll 

ACTION: If no, take action specified in section 3.2 .:~bove 

9.13 Do «11 standard retention times for. each ca I i brat ion 
verlf.icaL.ion/conL.inu.ing callbcaLion stdndnrd f aJJ 
within the windows cstabli::;hcd durlnq the lnl t ial 
c.ali.bration sequence? 

9.14 Uo dll ~tdnddrd t:et.ent.ion t.imeH tor e ach mid­
conccntr.:~tion standard (analy"ed afLer every 10 
samples) fall within the daily RT windows 

ACTION: If the answer to either 9.13 or 9.11 above is no, 
check the chromatograms ot a I I sampJ es which 
followed the last ln-conlrol sLanddrd. All 
samples analyzed after the lasl ln-conlrol 
standard must be re-injected, if initial analysis 
indicated the presence of the specific analyte 
that exce~dP.d t.he ret.P.nt.ion t. .ime crit.eri a . Tt 
.samples were noL re-analyzed, document. under 
Contract Non-compliance in the Data AssessmenL. 

Reviewer has two optjons to determi ne how to 
qualify quest.iOOiible Siirnple diit.ii. ~·irst. option 
is to determine if posslble peaks are pLesent 
within daily retention time window. If no 
poss i b l e peaks are found, non- detects are valid. 
lf possibJe pe.otks an~ tound (or interterence), 
qualify positive hits as presurnpt.ively present 
,.NJ" and non-detects arc rejected "R". Second 
option is to use the ratio of the retention time 
of the ana lyte over the retention time of either 
sunoqale . The passlnq crlLefia ls ± 0 . 06 RRT 
units of the RRT of Lhe standard eompun.,nt.. 
Reject "R" all quc:::tion.:~blc analyLes exceedlnq 
criteri a, and ''N\,.T" all other positive hits. 

For any multi- rc::>ponse analyLes, z:eLenLlon Lime 
windows should be used but analyst and reviewer 
!:ihould rely primarily on pat.t.ern recogn i ti.o n or 
usc option 2 :::pccified ln pa.caqLaJJh abov" . 

9.15 Are there any transcription/calculation errors 
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STANDARD OPERJ\TINC PROCEDURF. 
USEPA Region II 
SW84 6 Met.hod 808~ 

Du.tc : May , 2002 

10.0 

SOP mi-23B, Rcv.l . O 

YES NO N/A 

between raw data and data summu.ry focms? 

.ZI.CTION : lf large errors exists, c.all lab for 
expl<lflat.ion/ resulnni t.t.n 1, rna ke any necessary 
corrections and document the effect in data 
assessments under "Conclusions". 

Analytical Sequence Check <Form VIII-PEST! 

10 .l Have all sam!)les been 1 i st.ed on CLP Form VI I I or 
equivalent, and a.re sepaL'd.Le foL·rns: pn~Rent. tor 
each column? Ll 

ACT I ON: If no, ta<e action specified in 3.2 above. 

10.2 Was the proper u.nu.lytical sequence followed 
tor each initial calibration and subsequent 
analyses? 

ACTION : If no, use professional judgement to determine 
the severlLy of the effeet on t.he dnt.a and 
qualify it uccordingly . Generally, the effect. is 
negl i g.i.ble unless the sequence was grossly 
altered or t.he ca:librat.i on was a J so out of 
llm.i.Ls . 

·1 0 . 3 Were the TCMX/DCB surrogate RTs for the su.mples withln 

Ll 

the mean surrogate RT from the initial calibration? Ll 

AcLlon : If no, see ''Action'' in seetion 9. 1 4 ,:;~bove 

Ll 

11.0 Extraction Techniques for Sample Preparation 

Method 8081B permits a variety of extraction techniques 
to be used tor sample preparation. Which extraction 
procedur e was used? 

1. Aqueous 5umples : 

1. Separatory funnel (Method 3510) 

2 . ConLinuuus liquid liquid P.xtractlon 
(Method 3520) 

3. Solid phase extraction (Method 3535) 

4. Other 

2 . Solid sampl es: 

1. Soxhlet (Method 3540) 
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STANDARD OPERATING PROCED~RE 
USEPA Region II 
SW846 Method 8082 

D.:ttc : May, 2002 

2. Automated Soxhlct (Method 3541) 

3. Pressurized fluid (~lethod 3545) 

4. Microwave e xtraction (Method 3~16) 

5. Ult r ason i c e xtraction (~lcthod 3550 l 

6. Supercritical f l uid /Method 3562} 

7. Other 

SOP HW-2 3ll, ~ev.l.O 

YES NO N/A 

.Ll 

Ll 

Ll 

l I 

Ll 

[ l 

11.1 Extract Cleanup - Efficiency Verification /Form IXl 

11 .1. 1 

ACTTON: 

NOTE: 

Method 8082 (section 7 . 2) references method 
3660 (sulfur) and 3665A (sulfuric: nc:id} t .<> use fo r 
Cleaning extracts . Were one or both meLhod used? Ll 

Tt no, take action specified in J.2 above. If 
dat.n suggP.sts cleanup •.;as not performed, make 
noLe in the data assessment. . 

Method J620A, Florisil, may be used per approved 
project QA plan. The method does not list wh i ch 
nnalytes and surrogate(sl to use to verify column 
e fficiency . The reviHwHr rnust. check project pI an 
to verify method u:;cd a:; well as the CO L'recL PCB 
list. If not stated or available, usc the CLP 
l l sting or accept what the laboratory used. 

11 . 2 Arc all samples lis Led on modified CLP PCBs 
Florisil /Cartridge Check Form? 

AC'l'ION: lf no , t1:1ke action ::;pecitied in 3.2 above. 

11.3 W.:.s CPC Cleanup (meLhod 3640A) perform«d'l 

NOTE: GPC c l eanup is not requi r ed and is optional . 
The r eviewer should check Projec.t Plan to verify 
requiremenL. 

ll. 4 Were the same PCB analytes used in calibration used 
Lo check the efficiP.ncy of t.he cleanup procedures? Ll. 

11.5 Arc percent recoveries (% R) of Lhe PCBs and 
surrogate compounds used to check the e fficiency 
of the clennup procedures •,;i thin lab ' s in- house OC 
limit:; (use 70-130~ if no t av;.ilabl«) .LJ. 

70 130'!< for c;pc calibration? 
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STANDARD OPERATING PROCEDURE 
USEPA Region II 
~W846 Method 8002 

Dat.e: May, 2002 
~iOI:' HW - 23B, Rev . 1. 0 

Qualify only the .:.nalyLe(s) whieh fnil the r ecovery 
criteria as follows: 

ACTlON : lf % R are < 80~, qualify positive rcsultz "J" 
and qudrttitation limits "lJoJ". Non-detects should 
be qualified "R" lf zero 'il\ wns obta i ned tor 
PCBs. Usc profcssionul judgement to qualify 
positive results if recoveries arc greater thun 
t.he upper limit. 

12. 0 PCB Identification 

12.1 Has CLP Form X or equivalent, showinq r e t e n t ion time 
dut<l for po::;itive results on Lhe Lwo GC eolunms, been 
completed for every sample in which a PCB 

YES NO N/A 

was detected? l.._l 

ACTION: If no, t ake act.iou specified in ~.2 above, or 
compile .:. list compadnq Lhe reLention tin"'s for 
all sample hits on the two columns . 

12.2 ALE• Lhert:! any t.ran~<cription/calculation errors 
between r.:.w daLa and daLa suuunary forms (init.inl 
calibration summaries, c~libration ve~iflcaLlon 
summaries, analytical sequence summaric5, GPC 
and cleanup verification forms)? 

ACTION: If larqe eLrors exi~t, c:a l l l ao t o r 
cxplunution/ resubmitlal, make ne~eS!inry 
corrections and note error in the data 
assessment. 

12.3 As:e r'etentlon t.imes (RT) of samp I e compounds 
within the c::;t.;~bli:;hcd RT windows for both 
columns/analyses? 

ACTION: Qu>~ l ity as unusabl e !R) all positive results 
whlch weLe not. confinnf!d by sP.cond GC coJ tnnn 
analysis. Also qu.:ol ify "R", unusable, all 
positive results not within RT windows unlc3s 
assoctated standard compounds arc similarly 
bia.sed. The reviewer shouJd use professional 
judgement to U55ign an appropriate quant.it.at.ion 
limit. 

12.4 Check. clu:omatoq.cams for false negat.ives, 
especia l l y if RT windows on each column were 
established ditferently. 
Wc.re Lhe.re any fal!ie negat.ives? 

- PCB 15 -

Ll 

l.._l 

Ll 



STAND~~D OPERATING PROCEDURE 
US EPA Reg i on TT 
UW846 Method 8082 

D.:.te: Mi'Jy, ?.00?. 
SOP HW - 2.3U, Rev.l.O 

ACTION: Usc profession.:.! judqemenL lo decide if the 
compound should be reported . If Lhere is reason 
to believe that peaks outside retention RT 
wlndo·;rts should he rP-port.ed, rna ke corrections to 
data summary forms (Form 1) dod notA in data 
assessment. 

YF:S NO N/A 

12.5 WaH GC/ MS confi rmation provided •,Jhen sample 
,;oneentration was sufficient (> 10 \1<)/ml) in the 
final exLract? l_l 

ACTION: Indicate with red pencil which Form I results 
were confirmed by GC/MS and also note in data 
assessment. 

12.6 Is the percent difference (%D) caleulaLed for the 
positive sample results on the two GC columns 
<2~. 0%? Ll 

NOTE: 

ACT I ON: 

The method requires qllnnt.it.nt.ion fr.om one column. 
The second column is to confirm the pr""enc:e o t 
an analytc. It is the reviewer's respons.i.bili t.y 
t o verity from the project plan what the lab was 
required to report. Tt the l ab was required to 
report. concentrations from hoth columns, cont i nue 
with v.:~lidation for \ Difference . If L'equired, 
but not reported, either contact the lab for 
resu lts or ca I cu late t he concentrations from the 
cnlibrat.ion. If not r equi red, skip this section. 
Document actions in Da.La AssessmenL . 

Tt the reviewer finds neither column shows 
interference for the positive h i ts, the data 
should be qualified dS follow:< : 

It Difference 
0-2!:>",; 
26-70~ 

71-100% 
>100% • 
J 00-200~ 
>50~ 

(Interference detected)** 
(PCBs val uP. ; s <CRQT.) 

Qualifier 
none 
tiJII 

"NJ " 
"R" 
"NJ" 
nun 

When the reported PCBs value is <CROL and t.he 
%0 is >50~;, raise the value to the CRQL and 
qualify with "lJ" (non-detect) . 

• Chec.k the chromatogram. If pattern is conf iL'med 
quality "J". If pattern is mixed, has 
inLerference, or the PCB r.annot be posltively 
determined due to weather·inq, qunlify ''.TN". 
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STANDARD OPERATING PROC:EuURE 
USEPA Region IT 
5W846 Method 8082 

Du.tc : May, 200?. 
SOP [IW- 23ll , Rev .1. 0 

YES NO N/A 

** 

I f PCB cu.n not be confir:med, qualify the 1"-B 
as "R'' . 

When the r·eourted %0 is 100- 200% but interference 
i::; detet:ted in eith~r column, qua lity the data 
with "NJ 11

• 

U.O Compound Ouantitation and Reported Det.gction Limits 

13.1 Ar·e there any tt·anseription/c:alc:u1at.ion errors in 
Form I results? Chec~ at least two posilive 
values. Were any errors found? 

NO'fE : Single pe«k ~CI:ls resul ts Gnn he checked tor rough 
agreement between quantitative r:esults obtained 
on the two GC columns. The reviewer ~hould use 
protessl.ona l judgement to decide •Ahether a much 
l arg€ r concentration obtained on one colum 
versus th~ other indicnt.P.R t.hf! presence of an 
interfering compound . If un interference is 
suspected, the lower of the two values should be 
r e ported and qua li tied according to section 12.6 
ahove. 'fhi.s nec!es.sitates n det.e rm:ination ot an 
c:;tim.;.tcd concentration on the confirmation 
column . The narrative should indieute thut the 
presence of interferences has led to the 
quant.itation ot th.e second column confirmation 
results . 

13.2 Are the EDLs (Estimated Detection Limit~) adjusted 
to r~t lect sampJe di l utions and, for soils, 
'l moisture';• L.1 

ACT JON: 

ACTION : 

If errors are large, call lab for 
explanation/resubmittal, mal<e any necessary 
coz:.recllons and docunent. effect. in data 
u.s:=»cssments . 

When a sample is analyzed at more than one 
dilut:iou, t.he l<.,.,<est EDLs are used (unless a QC 
cxccedance dictates Lhe use of Lhe higher l::OL 
data from the diluted sample analysis) . Replace 
coneentrntions that exceed t.he calibration range 
in the oriqinal analysis hy cor<»;sing out. t.he 
value on the o riginal Form I .:tnd ~ub~tituting it 
with data trom the analysis of diluted sample. 
Specify which c'orm 1 is to be used, then draw a 
red "X" acro~s the entire oaqe of all Form l 's 
that should not be used, including uny in the 
~utrunary pac!<age. 
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STANDARD OPERATING PROCEDURE 
USEPA Region II 
SW846 M"'thod 8082 

Date: May, 2002 
SOP HW-23B, RP.v . l . O 

ACTION: EDI,s attected by J.ar')e, off-scale peaks should be 
qnnlifien ;;~s um>sable, "R". If the interference 
i!i ou scale, tJaH r~viPwP.r can provide a modified 
EDL flagged "UJ" for each affecled comiJOund. 

14.0 <:hct>m ... r.ogrnm Qualit.:t_ 

YES NO N/ A 

14.1 Were baselines st.:>blc? L1 

14.2 were any etectropos1t1ve displacement 
(neqdtive peaks) or t.ulu~u.-..1 pPrtks seen? 

ACTION: Note all system petfotmdnce proble~~ in the n~t~ 
assessment. 

1~. 0 Field DuplicaLes 

1;.1 Were any field duplicates submitted for 
PC:U nnnlysis? 

ACTION: 

A\.1' I ON; 

Compare Lhe •·e!Jo.r:ted resnH.s tor field duplicates 
and calculate the relative percent diffeten~e. 

Any g ross variation between field duplicate 
result.s must. bP ~ddrAJIU:U?d 1 n the reviewer 
narrative. Howevct, .i! lar:qe dlfferen<:H.s exi:-ct, 
the identity of the field duplicates is 
questionaole. An attempt should be m.:>dc to 
determine the propPr lnPnt>t>cat>on of field 
duplicutes . 
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